The absolute structure of the title compound, C 13 H 16 O 6 , was determined. The pyranosyl ring adopting an envelope conformation. The acetyl groups are located in equatorial positions. The crystal structure features weak C-HÁ Á ÁO interactions.
Related literature
For details of the Ferrier arrangement, see : Ferrier & Prasad (1969) and for the synthesis of pseudoglycals utilizing the Ferrier arrangement, see: Ló pez et al. (1995) ; Yadav et al. (2001) . For background to the synthetic methodology of glycosides, see: Kinfe et al. (2011); Breton (1997) . For ring puckering analysis, see: Cremer & Pople (1975) .
Experimental
Crystal data Table 1 Hydrogen-bond geometry (Å , ). (Ferrier & Prasad, 1969; López et al., 1995; Yadav et al., 2001; Kinfe et al., 2011) . Recently, we reported the synthesis of the title compound by treating a glucal with NaHSO 4 supported on silica gel in the presence of propargyl alcohol (Kinfe et al., 2011) . Herein, we report the crystal structure of the pure diastereomer obtained by crystallization from the mixture of products.
In the crystal structure of the title compound the acetyl groups are in equatorial positions (see Fig. 1 ). The pyran ring adopts an envelope conformation with ring puckering parameters of q 2 = 0.4180 (14) Å, q 3 = 0.3070 (14) Å, Q = 0.5186 (13) Å and φ 2 = 324.1 (2)° (see Cremer & Pople, 1975) . Several weak C-H···O interactions are noted and listed in Table 1 .
To a solution of a tri-O-acetyl-D-glucal (100 mg, 0.36 mmol) and propargyl alcohol (0.042 ml, 0.72 mmol) in CH 3 CN (1 ml) NaHSO 4 -SiO 2 (2.5 mg, 3.0 mmol NaHSO 4 /g) was added (see Breton, 1997) . The resulting mixture was stirred at 80 °C for 5 min. After adding silica gel to the reaction mixture at room temperature, the solvent was evaporated in vacuo without heating until a free-flowing solid was obtained. The resulting solid was column chromatographed using 1:9 ethyl acetate:hexane eluent to afford α:β (6:1) mixture of 2,3-unsaturated glycosides in 90% yield as a white solid. Recrystalization from a mixture of DCM and hexane afforded the title compound in 50% yield as colorless crystals.
Refinement
All hydrogen atoms were positioned in geometrically idealized positions with C-H = 1.00 Å (methine), 0.99 Å (methylene), 0.98 Å (methyl) and 0.95 Å (aromatic and acetylenic). All hydrogen atoms were allowed to ride on their parent atoms with U iso (H) = 1.2U eq , except for the methyl where U iso (H) = 1.5U eq was utilized. The initial positions of methyl hydrogen atoms were located from a Fourier difference map and refined as fixed rotor. The D enantiomer was determined on the basis of 872 Friedel pairs with the final Flack parameter refined to -0.05 (14). The highest residual electron density of 0.10 e.Å -3 is 0.63 Å from H6A representing no physical meaning. Figures   Fig. 1 . : Crystal structure of the title compound with labelling and displacement ellipsoids drawn at the 50% probability level. supplementary materials sup-3
Special details
Experimental. The intensity data was collected on a Bruker Apex DUO 4 K CCD diffractometer using an exposure time of 5 s/frame.
A total of 2276 frames were collected with a frame width of 1° covering up to θ = 64.63° with 98.1% completeness accomplished. 
